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General Methods.
Chemical reagents and solvents were obtained from commercial suppliers. The number of hydrate in PMA was determined by 1 H NMR as 26 by using THF as an internal standard in CD3OD (MrPMA = 2293 g/mol). Nucleosides were persilylated with TBSCl and imidazole in DMF according to known procedures. 1, 2 All reactions were performed in commercial AR grade solvents without inert gas protection and monitored by thin layer chromatography on plates coated with 0.25 mm silica gel 60 F254. TLC plates were visualized by UV irradiation (254 nm) or stained with 20% H2SO4 in EtOH. All NMR spectra were obtained with a 400 MHz instrument with chemical shifts reported in parts per million (ppm, δ) and referenced to CDCl3 and DMSO-d6. Low-and high-resolution mass spectra were reported as m/z and obtained with an ion trap and a TOFQ mass spectrometer, respectively.
Synthetic procedures and characterization data of 5-O-TBS desilylated nucleosides (116)
General procedures:
To a solution of persilylated nucleoside in MeOH ([substrate] = 0.05 M) was added PMA (4 mol% for U and dT derivatives; 20 mol% for C Bz , A Bz , G iBu , and I derivatives). The reaction was stirred at 20 ºC for 3-8 h and monitored by TLC. Upon completion, excess triethylamine was added to neutralize PMA. The off-white precipitate was filtered off and the filtrate was concentrated in vacuo. Flash column chromatography on silica gel (CH2Cl2/MeOH = 100:1) afforded 5-O-TBS desilylated nucleoside in pure form. The characterization data of known compounds (13, 6, 7, 1116) were compared with previous reports [3] [4] [5] [6] [7] [8] [9] [10] and are in agreement with literature values. 
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3-O-t-Butyldimethylsilyl-5-hydroxymethyl-2-deoxyuridine (5
3-O-t-Butyldimethylsilyl-5-carboxy-2-deoxyuridine (8
3-O-t-Butyldimethylsilyl-5-[3-(trifluoroacetamido)prop-1-ynyl]-2-deoxyuridine (10
